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The calcium fluoride is filtered and washed thoroughly with water. It has been the writer's experience that it requires not less than 50 washings to completely wash a large precipitate. The CaF2 is burnt off in a platinum crucible at a very low heat, just smoking off the paper, and then at low red to remove the carbon.
The ash which consists of a mixture of oxide, fluoride and carbonate of calcium is dissolved with dilute acetic acid (three parts of the acetic acid diluted with i part of water), by heating and evaporation to dryness on the water bath. The calcium fluoride remains insoluble and the calcium carbonate and oxide are dissolved. After the evaporation to dryness, 50 c.c. of water are added to the dry residue and heat is applied for about a half hour. The insoluble calcium fluoride is filtered off and washed with water, dried, ignited at a low heat and finally at redness until the CaF2 is white, when it is cooled and weighed and calculated to percentage as such. As a check on the purity of the CaF2 it is evaporated to dryness with 5 c.c. of cone. HsSO*. The excess of sulphuric acid is driven off at a low red heat and the residue is weighed as calcium sulphate, 1.7438 grams of which equal i gram of calcium fluoride.
Silica. The water-insoluble residue Rf is smoked off in a platinum crucible and then heated at redness until all carbon from the paper is gone. The ash which contains the main calcium, etc., is transferred to a porcelain dish and boiled for a few minutes with 30 c.c. of i : i HC1 until all but perhaps a little silica is dissolved. The latter is filtered off, washed, designated as M" and burned with Mr. The ash from the burning of M' plus Mn contains the total silica, that is, the silica that was added plus that contained in the sample. The total silica is then evaporated as usual with an excess of HF1 plus 5 drops of cone. H2SO.i. The HF1 should be added very cautiously, and in small installments, to prevent loss by spraying during the formation of the volatile silicon fluoride. The silica is then determined by the loss of weight after the removal of the excess of the two acids as in steels. Any